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cm] 

fttf/XI**«**iTl^ilKIIV-4f*L<l* 
ffl**»V-*\ Xli&^rtSB&tfSHtf;! 
axl*M*tlTl^«tt^il*^IIV-yfl)* 

sctizcfcy , mmw-mtT^t< too ~3oooj/ m 

Claims 

i] 

^^»*icckyttT-rt«ai;/xtt«iB3b<»ai 
ai;/xi*««*tiTL^a*Biv-jftL<i* 
ffl*^»v-*\ xatt?M*&tf*ai^ai 
jaxi**«**iTu<tL^a*^iiv-ya>« 

tt^fc. TIB~ISiC(T)X(i(ll)T*a$H^;ia 

l*»<)0)»5Kt$*»tt*«/W>y-®S 
fiTT?a#ME»J6tt«CtlcJ:y, 
UT&tf 100 ~3000|/m(DJfttt«l*fl|*Zt* 



[ft i] 



[Objective] 

Even under condition where churning does not catch almost, 
dissolution rate to be quick, furthermore, bleach activator 
granulate which even in when bleach activator granulate and 
PC or PB are combined is superior in storage stability 
isoffered. 

[Constitution] 

weight average particle diameter obtains bleach activator 
granulate of 100 - 3000;mu m with borate particle internal 
and/or surface permeation and/or seed particle of sodium 
perborate the sodium percarbonate or sodium perborate % or 
particle internal or surface which are covered nothaving 
permeated or being covered and powder of specific bleach 
activator by churning rotation granulating doing under 
existing of water solubility organic binder. 



[Claim(s)] 
[Claim 1] 

With borate particle internal and/or surface permeation and/or 
seed particle of sodium perborate sodium percarbonate or 
sodium perborate ^ or particle internal or surface which are 
covered nothaving permeated or being covered and powder of 
bleach activator (However you exclude acetoxy 
benzenesulfonate ) whichis displayed with below-mentioned 
General Formula (1 ) or (11 ) under existingof water solubility 
organic binder churning rotation granulating in doing 
depending, manufacturing method „ of bleach activator 
granulate where weight average particle diameter obtains 
granulate of 100 - 3000;mu m and densely makes feature 

[Chemical Formula 1 ] 



0 



(I) 



R I :B»*;h/ClvC : ti«fclMMBXIi#tt 
(nmm%L l~22 <D7JMFJUaft4lM*7JI/*=. 
JUS, tLOifcHlfcXttftjlSft 1-22 0)T)\,* 

[lb 2] 



{In Formula, alkyl group or alkenyl groups or unsubstituted 
or carbon number 1-22 of carbon number 1-22 of the R 1 : 
optionally substitutable linear chain or branch alkyl 
substituted aryl basis is shown. } 

[Chemical Formula 2] 
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R 2 R 2 
I I 

X : -0-, -N-C-, -C-N-> -C-, -O-C-X(i-C-0- 



0 



0 



0 



0 



0 



(R 2 I*H Xliagl^TL^tcfcUilllXtt^ 

momm®. 1-22 (DT^^^wrr^ 

YiB^tlT^Ttcfct^^^ 1-12 (DT)\s* 

1-20 ro/K'J^+w'JMrb^S^TF-f o 
n:0 XI* I CD^^-fo 

[<fc3] 

R 4 

I® 

R^A-B-^N-R'-C-L-Z© 

I II 
R 5 0 



(As for R 2 alkyl group or alkenyl group of carbon number 
1-22 of H or optionally substitutable linear chain or branch ) 
is shown. 

alkylene group % oxyalkylene group of Y: optionally 
substitutable carbon number 1-12 or polyoxy alkylene group 
of number of moles added 1-20 is shown. 

Quantity of n: 0 or 1 is shown. 

Reacting with L: hydrogen peroxide, it shows leaving group 
which forms organic peracid. 

) 

[Chemical Formula 3] 



(II) 



cs*. R 3 :mmxit^mm<Dmmm 1-20 <dt 

^S^T'J-^ft^Tfv-TcR 4 ,R 5 :|Hl-XI±M^ 
ot, vim$SL 1-3 (DTib+JbSJito ] 



{In Formula, alkyl group of carbon number 1-20 of R : linear 
chain or branched chain as for paragraph total number of 
carbon atoms of alkenyl group x phenyl group * or alkyl 
substituent shows alkyl substituted aryl basis 1 - 20. alkyl 
group of R 4 ,R 5 : alike or differenU carbon number 1-3 is 
shown. } 



[it 4] [Chemical Formula 4] 

A :-(K -NH-C-, -C-NK -C-, -0-C-Xli-C-0-**to 



0 0 



0 



0 



0 



B :»tt$S£^LT^TtJ:l^*!& 1-10 <DT 

-d-(OD) p - S£i*-r„ 

zzT?, D\zm-x.izmteoxmm$L2~3(DT 

^^•b>S^^L.p li¥K)filA< 0-10 (D$SL£ 
m :0 Xl± 1 (OmZmto 

R 6 :B&£ftTU-Ctci:l^*& 1-12 <»T)l<* 



alkylene group of carbon number 1-10 which is possible to 
have possessed B : branched chain or -D- (OD ) <sub>p- 
basis is shown. 

Here, D shows alkylene group of alike or different carbon 
number 2-3, as for p the mean shows number 0-10. 



Quantity of m : 0 or I is shown. 

alkylene group or system of R 6 : optionally substitutable 
carbon number 1-12 
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[Ik 5] 



[Chemical Formula 5] 



■ca$ti4*(q, r it o~2 cornet* 



Z :«f*XI**«0)li^>*(fflL) 

a- 



So group (As for q, r number 0-2) which is displayed is 
shown. 

Reacting with L : hydrogen peroxide, it shows leaving group 
which forms organic peracid. 

anionic group of Z : inorganic or organic (However) 

[Chemical Formula 6] 



] 

7k»tt^«/ W>y-A<»jS 20-80 deg C ©tK 

fc i axi* 2 «ja±©££ft-efc*Hi#s i 

3] 



»#« 1 Xl± 2 (0»it*a-eSb*ifc{pF*iA^ 

fta-raav xi***tt*#**ir**fc* 



When with L makes intramolecular salt, when Z" is 
notaccompanied, it is. ) It shows. 

) 

[Claim 2] 

water solubility organic binder from polyethylene glycol* 
polypropylene glycol of melting point 20-80 deg C and group 
which consists of nonionic surfactant manufacturing method 0 
of bleach activator granulate which is stated in Claim 1 which 
isa mixture of one, two or more kinds which is chosen 

[Claim 3] 

While in either bleach activator granulate which is acquired 
with manufacturing method of Claim 1 or 2,after or adding 
and mixing adding and mixing doing water soluble polymer 
substance heating or cooling itdoes?, Or while after or adding 
and mixing adding and mixing doing aqueous solution which 
includes water soluble polymer substance manufacturing 
methodo of bleach activator granulate which obtains 
granulate of weight average particle diameter 100 - 4000;mu 
m which surface coating aredone with water soluble polymer 
substance by drying and densely makes feature 

[Claim 4] 

water soluble polymer substance, from group which consists 
of polysaccharide * methylcellulose* polyvinyl 
pyrrolidone* polyvinyl alcohol and polyethylene glycol 
which possess polysaccharide % carboxyalkyl group which 
possesses polysaccharide* hydroxyalkyl group which 
ispossible to have possessed sulfuric acid group 
manufacturing methodo of bleach activator granulate which 
isstated in Claim 3 which is a mixture of one, two or more 
kinds which is chosen 
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&i;/xi4*«*tiri^a«iiv--ytiL<ii 

a?- 100 s«wo>aiBi-,iBrE-*a(i)Xtt 
ao"c**ti«iiasttftjM 10-500 «ssu, 

**tt*«/W:/y-3~ioo lM»66i 
tmmZGtzmmw-mt+'&tf ioo~30oo 
/i m -efc*aiastt4b*jjttt». 



[K*a 6] 

»*«5iEtE©aiasttftjMatt« ioo.sa 
»«>*iii3. **tt»»^*it 0.5-50 mm. 

100-4000// m -Cfe&a&Sttfcfl&tMfe. 



Specification 

[0001] 

[0002] 

[fife*(Daw] 

(j£*j=yiSftiiv-y(JsiT pc tiw-s). a* 

LfrLtzms aiestt<b#j©«iiiii. fff^s# 
icit*sa(a#jai*a»itE^*nri^ffi 

«*©^aicj:yjiBa>a«^6*B**Lte 

«1t*R§SLriilMt&L> 0 
[0003] 

1*MBB 57-126899 #4iffl(rffittaia#] 
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[Claim 5] 

With borate particle internal and/or surface permeation and/or 
in surface of the seed particle 100 parts by weight of sodium 
perborate sodium percarbonate or sodium perborate % or 
particle internal or surface which are covered not having 
permeated or being covered, bleach activator granulate Q 
where weight average particle diameter which possesses 
coating layer whichconsists of bleach activator 10-500 parts 
by weights water solubility organic binder 3- 1 00 parts by 
weight which is displayed with aforementioned General 
Formula (1 ) or (II ) is 100 - 3000;mu m 

[Claim 6] 

In surface of bleach activator granulate 100 parts by weight 
which is stated in Claim 5, bleach activator granulate Q where 
weight average particle diameter which possesses coating 
layer of the water soluble polymer physical 0.5-50 parts by 
weight is 100 - 4000;mu m 

[Description of the Invention] 
[0001] 

[Field of Industrial Application] 

this invention regards manufacturing method and bleach 
activator granulate of bleach activator granulate which 
issuperior in solubility and storage stability. 

[0002] 

[Prior Art] 

From until recently sodium percarbonate (It names below 
PC, ), various bleach activator are proposed in orderto 
increase bleaching power of sodium perborate (It names 
below PB. ) or other oxygen bleach. 

But, function of bleach activator when storing is impaired 
considerably by interaction of other component which is 
combined in oxygen bleach or detergent. 

Because of this, as for bleach activator, protection you must 
do from the environment of periphery with granulating or 
surface coating or other means . 

But, every protective means does not have to obstruct 
dispersion and dissolution characteristic to wash water. 

[0003] 

In order that this kind of condition is filled up, many 
researches areformed, until recently. 

Inside bread granulator atomization to do binder liquid to for 
example Japan Unexamined Patent Publication Showa 
57-126899 disclosure ("particulate bleach surfactant 
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x# 

2-29719 #4i«(rtft«aiesttaj)i3 

KttMBB 6i-iii4oo *tt||(rga*|jgtt*M 



57-192498 JHWrggfllltk. 

[0004] 

4^TL^*«l:9^i:^S*ftaft« i T^?tt,7k^=a:« 

x, m&a^itm^n^ pc xi* pb 

lE£L/cii£ PC XI* PB taagtt^bjwt© 

[0005] 

C Lfrtu S&SttlbffljttMJ: PC XI* pb 



[0006] 

xi^ pc xi* pb fa*. xi*tt?-rtfflat;s 



1994-3-8 

composition "), in the bleaching active ingredient, next 
atomization doing water insoluble silica or silicate, stability 
beingsatisfactory, method which obtains lumpy substance 
which possesses the high dispersibility, in addition in Japan 
Examined Patent Publication Hei 2- 29719 disclosure 
("particulate bleach activator "), compression molding after 
doing, milling and classification doing dissolving aid> 
dispersant of bleach activator % expandability with extrusion 
granulator, method which obtains granulate where solubility 
is satisfactory, furthermorein Japan Unexamined Patent 
Publication Showa 6 1-11 1400 disclosure ("bleach surfactant 
composition "), spray drying is done method which obtains 
activator granule which has beendisclosed bleach activator 
and water solubility or inorganic hydratable substance. 

In addition, tetra acetyl ethylenediamine and poly phosphoric 
acid alkali metal method which granulating is doneis 
disclosed in Japan Unexamined Patent Publication Showa 
57-192498 disclosure ("production method of bleach 
granules and use to cleaning bleach composition ") with 
aqueous solution of sodium carboxymethylcellulose as binder. 

[0004] 

[Problems to be Solved by the Invention] 

Above-mentioned way as for bleach activator granulate being 
satisfactory, under thekind of warm water laundry condition 
which in addition is done with Europe and America, it melts 
the shelflife with granulate alone in water relatively quickly. 

But, in order to be mainly done in our country, under laundry 
condition ofweak churning, or it soaks with cold water and 
leaves and when likeunder bleaching condition, stirring force 
does not catch for most part, dissolution rate fully pulls out 
function of bleach activator slowly, it is notpossible densely. 

With when PC or with PB it combines also, bleach activator 
granulate, shelflife is not fully of PC or reaction of PB and the 
bleach activator with. 

[0005] 

Therefore, this invention, under laundry condition of weak 
churning, or to soakwith low temperature, to leave and when 
churning like under bleaching condition almost does not catch 
putting, dissolution rate to be quick, furthermore, youobtain 
bleach activator granulate which even in when it combines 
bleach activator granulate and the PC or PB is superior in 
storage stability densely it makes the objective. 

[0006] 

[Means to Solve the Problems] 

As for this inventor etc result of various research, nucleus of 
PBparticle PC or PBparticle x or particle internal or surface 
with borate the particle internal and/or particle surface having 
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[0007] 

xi*«ffi*<3iaftt;/xi*aai*+LrL^iflft 
^iiv-yotttt* TE-»aa)xj*(n) 

f*"f )A< 100 -3000// m ©JMMh£»ftc££tt 

[0008] 
[ft 7] 



permeated or being covered not having permeated or 
beingcovered and powder of specific bleach activator by 
granulating doing underexisting of water solubility organic 
binder, in addition furthermore with according to need water 
soluble polymer substance surface coating in doing 
depending, Above-mentioned problem can be solved densely 
to discover,completing this invention it reached point of. 

[0007] 

Namely as for this invention, with borate particle internal 
and/or surface permeation and/or seed particle of sodium 
perborate sodium percarbonate or sodium perborate * or 
particle internal or the surface which are covered not having 
permeated or being covered and thepowder of bleach activator 
(However you exclude acetoxy benzenesulfonate ) which is 
displayed with below-mentioned General Formula (1 ) or (11 ) 
under existing of water solubility organic binder churning 
rotation granulating indoing depending, It is something which 
offers manufacturing method of bleach activator granulate 
where weight average particle diameter (Below, it names 
average particle diameter simply. ) obtains granulate of 100 - 
3000;mu m anddensely makes feature. 

[0008] 

[Chemical Formula 7] 



0 



R'-H-Y^irC-L 



(I) 



[0009] 

R'lUBiaFtlT^TtpckL^MXI*** 
(Dvtm$k 1-22 <D7JU*;U*&*lMi7JU*-- 
;u*. tL<l±««&XI±g£«& 1~22CD7;U* 

[0010] 



[ft 8] 



R 2 



I 



[0009] 

{In Formula, alkyl group or alkenyl group x or unsubstituted 
or carbon number 1-22 of carbon number 1-22 of the R 1 : 
optionally substitutable linear chain or branch alkyl 
substituted aryl basis is shown. } 

[0010] 

[Chemical Formula 8] 



X : -0-, -N-C-, -C-N-, -C-, -O-C-Xli-C-0- 



0 



0 



0 



0 



0 



[0011] [0011] 

(R 2 li H XliS&^ftTl^Ttcfcl^tttSXIi^ (As for R 2 alkyl group or alkenyl group of carbon number 

lft<Z>0t*£& 1-22 <DT)l : $)l>&foZ>lVZ7)l''T 1-22 of H or optionally substitutable linear chain or branch ) 

— JI>S)£5s"$"o is shown. 
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Y:«***lTl^Tt*^ft*» l~12 0T)l* 

1-20 (Ot°')t^T)^^m^7jkt<, 
n:0 Xli 1 rotfc^^f o 

] 

[0012] 

[<b9] 



R 4 

I© 

R'-^A-B-^N-R'-C-L 
I II 
R 5 0 



alkylene group, oxyalkylene group of Y: optionally 
substitutable carbon number 1-12 or polyoxyalkylene group 
of number of moles added 1—20 is shown. 

Quantity of n: 0 or 1 is shown. 

Reacting with L: hydrogen peroxide, it shows leaving group 
which forms organic peracid. 

) 

[0012] 

[Chemical Formula 9] 



(II) 



[0013] 

C^*>R 3 :ItiiXI*^«SSCD^^ 1-20 (DT 

or, atrnm i~3 oji^^Msto ] 



[0014] 



[0013] 

{In Formula, alkyl group of carbon number 1-20 of R 3 : linear 
chain or branched chain as for paragraph total number of 
carbon atoms of alkenyl group, phenyl group, or alkyl 
substituent shows alkyl substituted aryl basis 1 - 20. alkyl 
group of R 4 ,R 5 : alike or different, carbon number 1-3 is 
shown. } 

[0014] 



[lb 10] [Chemical Formula 10] 

A :-IK -NH-C-. -C-NIK -O-C-Xtt-C-D-tfft. 



0 0 



0 



0 



[0015] 

B :#*«**LT^T**l*K*« 1-10 0)T 
;U^rU>»Xfi -D-(OD) p - S^^-To 

ZZX\ DI*W-Xte»&oTft*»2~3©7' 
)\,*\sy&%7*L,p li¥^)fitA< 0-10 (D$&£ 

m:0XI* 1 <DWL&7Fto 

R 6 :a^Hr^rtcki^*^ 1-12 <t>t;u* 

[0016] 
[ft 11] 



[0015] 

alkylene group of carbon number 1-10 which is possible to 
have possessed B : branched chain or -D- (OD ) <sub>p- 
basis is shown. 

Here, D shows alkylene group of alike or different carbon 
number 2-3, as for p the mean shows number 0-10. 

Quantity of m : 0 or 1 is shown. 

alkylene group or system of R 6 : optionally substitutable 
carbon number 1-12 

[0016] 

[Chemical Formula 1 1] 
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(CH 2 >r- 



[0017] 

-e-S£*l£S(q, r 14 0-2 ©»)£*-f „ 



Z :**XI**«l©«t-f*>*((HL) 

[0018] 

[ft 12] 

0' 

-N- 

I 



[0019] 

tlfc^lStt^fl 100-4000 urn 



»ai;*iB^aiaxi4*ai**iT^«i:L^a* 
^«v— *©tt*iHF- ioo »asccDasi3,± 
E-«a(i)X(4ai)"ea*ti*aiastt<b»j 
10-500 m«».**ii#«/w>y-3Moo 

100-3000 iim -e&*aiasiHb#Ji6IM*i*Si 

ttftffljsiift ioo a*ffl©aisic,*»it» 

»^ «5M 0.5-50 M«a>«wi£*rrs¥ 
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[0017] 

So group (As for q, r number 0 - 2) which is displayed is 
shown. 

Reacting with L : hydrogen peroxide, it shows leaving group 
which forms organic peracid. 

anionic group of Z : inorganic or organic (However) 

[0018] 

[Chemical Formula 1 2] 



[0019] 

When with L makes intramolecular salt, when Z is 
notaccompanied, it is. ) It shows. 

) And while in bleach activator granulate which is acquired 
with aforementioned manufacturing method, furthermore after 
or adding and mixing adding and mixing doing water soluble 
polymer substance heating or cooling it does this invention?, 
Or while after or adding and mixing adding and mixing doing 
aqueous solution which includes water soluble polymer 
substance it is something which offers manufacturing method 
of the bleach activator granulate which obtains granulate of 
average particle diameter 1 00 -4000 ;mu m which surface 
coating isdone with water soluble polymer substance by 
drying and densely makes feature. 

Furthermore as for this invention, with borate particle internal 
and/or surface permeation and/or in surface of seed particle 
100 parts by weight of sodium perborate sodium percarbonate 
or sodium perborate > or particle internal or surface which are 
covered not having permeated or beingcovered, Being 
something which offers bleach activator granulate where 
average particle diameter which possesses coating layer 
which consists of bleach activator 10-500 parts by weight* 
water solubility organic binder 3-100 parts by weight which 
is displayed with theabove-mentioned General Formula (1 ) or 
(11 ) is 100 - 3000;mu m, in addition this invention in surface 
of bleach activator granulate 100 parts by weight which 
catches, is something whichoffers bleach activator granulate 
where average particle diameter which possesses coating 
layer of the water soluble polymer physical 0.5 - 50 parts by 
weight is 100 - 4000;mu m. 
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[0020] 

«2F*lTl** PC tUI* PB, Xte&^rtSRE. 

r;*B3&<aiaxi**ai**iri^L^ pb -r^pts) 

50-3000 # m T?a&.54i<D*<a*U*. 



50 //m*;Ba>ii£ 100jUm*jS 

3000 um £mz.z>tmm&®.to<DmfR&tm< 

X. * 1 5M*-Ciiaxi4*«**iTtv!n% PC 
[0021] 

*»w leaser. 39MM^LtttJ)]iti« 

EI=»*UI*>**'>llV-* , 'C*S. • 
*fc, C©«a««*!lf**«-r:J-:/itl**l, 0i| 



ataMSWcR-ts^iMMi* pc xi* pb i~ 
»l 0.5 ~io mm.%mi£L<. miztf *l<i* 

2-8 M%T?*4. 
[0022] 

SHEft PC XI* PB 14, PC XI* PB tt?&*4 
Wttfl!>*8&£BI*£6U *l^-Cft»t*= 

*^»**»jSfl>«*(4 20-70 M%T*fcS 
fc PC XI4 PB tt^*»*fci<)l=l*. 

pc xi* pb tt^rotttt, «ffl«*«>ii*a> 



•ets^ft pc xi4 pb fttt'&zzttf-zz 

'So 

LfrLfctffc 1 HOtlfN'eSSft PC XI* PB 
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[0020] 

As for seed particle which is used with this invention, particle 
and/or particle surface, those where average particle diameter 
is 50 - 3000;mu m with PB PC or PB. or particle internal or 
surface which permeation and/or surface coating are done 
nothaving permeated or being covered is desirable with 
borate. 

particle diameter distribution narrow extent is desirable. 

When average particle diameter is under 50;mu m, 
microscopic granulate under 100;mu m becomes many and 
granulating yield becomes bad, in addition when it 
exceeds3000;mu m, solubility of final granulate bad. 

When you use PC with also, borate not having permeated or 
beingcovered because storage stability becomes bad, it is 
inadequate in objective of this invention. 

[0021] 

Regarding to this invention, sodium salt of boric acid is 
desirable as thepermeation coating agent as borate which is 
used, furthermore it is a preferably sodium metaborate. 

In addition, this permeation coating agent includes metal ion 
chain capping agent v for example ethylenediamine 
tetraacetic acid salt, nitrilotriacetic acid salt and phosphate 
etc, it is possible densely. 

Furthermore also silicate, sulfate or other inorganic salt 
includes, it is possible densely. 

As for borate quantity which is required in permeation coating 
0.5- 10 weight% are desirable vis-a-vis PC or PB, 
furthermoreit is a preferably 2-8 weight%. 

[0022] 

Stability aqueous solution of PC or PBparticle and borate 
solid-liquid it mixes PC or PB, it is acquired by drying next. 

As for concentration of borate aqueous solution it is desirable 
to be 20 - 70 weight%. 

In addition, internal and surface being borate, in order 
toobtain PC or PBparticle which it permeated was covered, 
the solid-liquid mixing temperature is selected is necessary 
appropriately densely properties * of the PC or PBparticle 
which is used according to kind, concentration of borate 
which is used. 

In addition, solid-liquid it mixes, operation of drying 
nextstability can acquire PC or PBparticle even with one time. 

But stability width of condition where PC or PBparticle 
isacquired is quite narrow with operation of one time. 
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L<r* 2-3 @*ysi-aa*<i*wi::*r#efc 

•So 

[0023] 

**WT»I*. Wz PC XI* PB £ffl^TV£>fr\ 

(1) »<Bl*l=*A<J6tt«!rt»l=«ALfclB,tt 
*6»I«U Sttft*fl)»»XI**«(j6<a<ft 

'So 

(2) **WT?ffli^*i*aiastt<b«!i*»ii* 

^;ISSiJ(PC,PB H)i:5l£LT;IG5ftS£#6 
W"t*fel+Tf**A«, PC XI* PB Km<D%£& 

pc XI* pb SE^-r*|glc % |§BK©SSJt3i< 

KM. 

[0024] 

«sc(i)xi*(ii)-e«*?**t«<b**BT?**. 



iwiB-»aa)xi*ai)i=teit«JKit» l tux 

[0025] 
[ft 13] 

a) /=yS 



[0026] 

(Sf.s at; t li^-tL^ti-H . -sojM. 
-coom , -coor 7 , -oh . /\ n y is m =f- * 

-OR 7 , -R\ -N(R 7 ) 3 -E ^a^-oCC-C M 1*7 

tt. T^^Z-^TV^-^A^XIi^tt^i 
frCfcy.R 7 I* H ,jft|tft 1-20 (DTJMrJU 

-(C 2 H 4 0),.5-H Xli-(C 3 H 6 0)|. s -H E 
(4«f«XI4*«©li-f*>**-r. »= s t t 
I4ra-XI4*ai=<Co-CtiJ:l^ ) 
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Consequently, solid-liquid mixture -drying operation above 
twice, preferably 2~thrice the method which is repeated is 
profitable in industrially. 

[0023] 

With this invention, PC or PB is used for nucleus, but 
thereason is below-mentioned sort. 

At time of (1) melting occasion where water invaded the 
granulate internal, because dissolution rate of seed particle 
itself is quick, it collapses from the seed particle of internal, 
dispersing or melting activator becomes quick. 

bleach activator which is used with (2) this invention, oxygen 
bleach (PC, PB etc) with reacting,is case that you show 
bleaching effect, but when you use granulate whichdesignates 
anything except PC or PB as nucleus,because anything other 
than bleaching active ingredient is accompanied in bleach 
activator, when combining aforementioned bleach activator 
and PC or PB as bleach product, degrees of freedom of 
composition becomes low. 

[0024] 

bleach activator which is used with this invention is 
compound which is displayedwith aforementioned General 
Formula (1 ) or (11 ). 

However, you exclude acetoxy benzenesulfonate. 

Regarding to this invention, as for substituent which becomes 
"optionally substitutable ", you canlist to representative 
hydroxy 1 group, alkoxy group etc. 

You can list those below as leaving group L in 
aforementioned General Formula (1 ) or (11 ). 

[0025] 

[Chemical Formula 13] 



[0026] 

(In Formula, -H , -S0 3 M, -COOM, -COOR 7 , -OH, 
halogen atom, -OR 7 , -R 7 , -N (R 7 ) <sub>3* E you display s 
and t respectively. M with alkali metaL alkaline earth 
metal, ammonium salt, alkanol ammonium salt or negative 
charge itself , alky 1 group, alkenyl group, hydroxyalkyl 
group, - of H , carbon number 1-20 (C 2 H 4 0 )<sub>l- 5-H 
or - (C 3 H 6 0 ) <sub>l- 5-H displays R 7 here. E displays anion 
of inorganic or organic. Furthermore s and t may become 
same or different kind. ) 
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[0027] 
lit 14] 

b) A* 
-0N=C<" 



[0027] 

[Chemical Formula 14] 



[0028] 

[0029] 
lit 15] 
C) 



-ON 



0 

II 

C-R 7 



II 
0 



- ON 



0 
II 

ii 
o 



0 



-ON 



II 
0 



130 



[0028] 

(In Formula, R 8 , R 9 to show same meaning as R 7 , 
beingsimultaneously same and differing, it is possible to be, 
but the at least one is not H . ) 

[0029] 

[Chemical Formula 15] 



F Xtt 



[0030] 

*t*LTt^r*at^MHli» i-9 (DT;u^rb> 

a , -(C 2 H 4 0) 1 . 5 -C 2 H4-X tt-(C 3 H 6 0) l . 5 -C 3 H 6 -^ 
TF^o ) 

d) -o-f-so 3 m t*S£*i£Tju*>;*ju*>^ 



[0030] 

(In Formula, R 7 shows same meaning as description above, 
alkylene group x - of carbon number 1-9 which is good having 
possessed hydroxy group (C 2 H 4 0 )<sub>I- 5-C 2 H 4 - or - 
(C 3 H 6 0 ) <sub>l- 5-C 3 H 6 - it shows F . ) 

alkane sulfonic acid which is displayed with d) -0-F-S0 3 M 



(In Formula, F,M shows same meaning as description above. ) 
e) -0(CH2COO)kH T'S^ft^TrWU^-JUXX^U 



polyglycol ester which is displayed with e) - O (CH2COO ) kH 
(5*^ kl*1-l0©»S*-r o ) 



(In Formula, k displays number 1 - 10. ) 
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[0031] 
Ut 16] 

f) 



0 

.11 

-o-c-r ?*3 



[0031] 

[Chemical Formula 1 6] 



[0032] 

(5t*.R 10 KftXft i~22 o>7;u4^*>7;u 

[0033] 

C-fb n] 

g) 0 0 



C-R 1 



X C-R 7 



[0032] 

(In Formula, Redisplays alkyl group % alkenyl group or 
optionally substitutable phenyl group of carbon number 
1-22.) 

[0033] 

[Chemical Formula 17] 

o 



ll 

0 



R 7 0 
I II 

X\t -N-C-R 7 VfkZhZJ I K 



[0034] 

[0035] 
Ut 18] 

h) 




0 N 
I 



COOR* 1 0 




[0036] 



[0034] 

(In Formula, R 7 , F shows same meaning as description 
above. ) 

[0035] 

[Chemical Formula 1 8] 

COOR 11 



[0036] 

(In Formula, R 1 1 displays R 7 or M . ) 
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[0037] 
Kb 19] 

i) R 7 



[0037] 

[Chemical Formula 1 9] 



[0038] 

(xE*.R 7 ttlufE<t|5li:Sl*r% Wli) 



[0039] 
lit 20] 

0 

II 

-COR\ 



0 0 
II II 
-CN(R 7 ) 2 , -C-R\ 



[0038] 

(In Formula, as for R 7 in same sense as description above, as 
forW) 

[0039] 

[Chemical Formula 20] 



[0040] 



[0040] 



-C = N . -N0 2 Xli-SQ 2 R 7 T'fe l J. *IC|5]-r' With -ON , -N0 2 or -S0 2 R 7 , being same together, differing, 



) 

[0041] 

Mb 21] 

j) R 



1 2 



-0-C=CHR 7 X(i-0C 



it ispossible to be. 
) 

[0041] 

[Chemical Formula 21] 



CH-CH, 

// \ 



\ / 

CH2 CH2 



ch 2 T**n*iy-*M# 



[0042] 

R 12 li R 7 <tor>% h SKti^fcti©** 

to )**wicffiffl-r4iHE-»ica)xi*(iD"t? 
a**i*aiesttfc#ji*.ttS34< 0.5-200 u 

m <Di(D3!)*g£LC 2^100 jUm (DiOtfmz 
PC XI4 PB tE^LfcJf^©*?** 

[0043] 



[0042] 

As for bleach activator which is displayed with 
aforementioned General Formula (1 ) or (11 ) which is used for 
(In Formula, R 12 displays those which exclude inside H of 
R 7 . ) this invention, particle diameter those of 0.5 -200;mu m 
is desirable, those of 2 - 100;mu m furthermore aredesirable. 

Regarding to this invention, as for providing coating layer of 
water soluble polymer substance in surface of bleach activator 
granulate it is a option bleach activator granulate furthermore 
improves shelflife when it combines with PC or the PB is 
possible densely, but with this coating layer . 

[0043] 

You can list polyethylene glycoK polypropylene glycoK 
nonionic surfactant etc as embodiment of water solubility 
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400-20,000. $?£L<IS 600-10,000 ©IgfflCDt 

>(^^bX5 1 b>^tJP : EJU^=3~300)T;U* J IU 
(Cmj) x~TJU.*K'J;Mr*>x*b:/(»fl:x* 
u>^» ; E;u^=io-30O)7JU4r;u(c 8 .,4) 

s a « -e m it £ ft r i ^ i e 'T ^ # a s ft 

JM, 8-20 ©ffiteK^'J-b^-f K**«*if 

bft£> 0 

20-80 deg C ©/K'JX^U^iJa— tK'J? 

cftf>ii,2o deg c *at<Daft-ei*iWfi4-f s 

20 deg C JiJl±fl)iI*T»«i*ttXliftffll»jatt 

frb> 80 deg C £m7L&t&-£L<te\,\tztb. ?K 
»tt*«/ W>*-l*iMlJ&« 20-80 deg COfc 
IWIK, <£y$? £L<I* 30-70 deg C OM 



[0044] 

4i«3ie}5tt<bJMi:*»ttlT*/W>y-© 



flitii, 8-22 ©7;u*;i/»**-r*x 
;i/*>»*;Rtf*iMiL J^f?t3&**] 9~i5 ©7;l> 
*;uft£^&7;u*;i^:/-tf>7ju*>i£i& 

^©lt^^>^®jS14»J, ftXttft<£l 6-12 0) 
l«XI*#ttl*fl>7^4r;U*S*U 7^;U 
7iy-JUIC»UIMbl^l/> 5-25 ^UStt* 

u=7;u*;n^b>a>K<bi^u>tt*** 

So 

X, iIig{bttAl*&BMb*min{*G>$£*iJ& 

So 
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organic binder which is used for this invention. 

molecular weight 400 - 20,000, those of range of preferably 
600-10,000 is suitable as the polyethylene glycol. 

As nonionic surfactant, you can list aliphatic acid glyceride 
etc of nonionic surfactant, carbon number 8-20 which 
ismarketed with polyoxyethylene (ethylene oxide number of 
moles added=3~300 ) alkyl (Q_ 2 2 ) ether, polyoxyethylene 
(ethylene oxide number of moles added= 10-300 ) alkyl 
(Cg-M ) phenol ether, or the tradename of pluronic. 
Tetronic. 

In these water solubility organic binder, polyethylene glycol, 
polypropylene glycol, and nonionic surfactant of melting 
point 20-80 deg C are moredesirabje. 

With temperature under 20 deg C it does not melt these, 
possesses the tackiness or film formation property with 
temperature of 20 deg C or greater. 

substance where as for product temperature at time of 
granulating, when itexceeds 80 deg C from point of thermal 
decomposition of bleach activator, because itis not desirable, 
as for water solubility organic binder melting point substance 
of 20 - 80 deg C is desirable, possesses melting point of more 
preferably 30-70 deg C is used. 

[0044] 

Regarding to this invention, it adds component of public 
knowledge which isusually added to other than bleach 
activator and water solubility organic binder which 
aredisplayed with aforementioned General Formula (1 ) or (11 ) 
it is possibledensely. 

sulfonate and sulfate, carbon number which possess alkyl 
group of for example carbon number 8-22 alkylbenzene 
sulfonate or other anionic surfactant, carbon number which 
approximately possesses alkyl group of 9 - 15 approximately 
has alkyl group of linear chain or branched chain 6,-12 
redeposition preventative, like ethylene oxide condensate or 
other nonionic surfactant, polyvinyl pyrrolidone of alkyl 
ethylene which condenses ethylene oxide 5-25 mole vis-a-vis 
alkylphenol furthermore bleaching stabilizer etc like poly 
(sodium acrylate ) is added is possible densely. 

It uses also magnesium salt like magnesium sulfate, 
magnesium silicate of public knowledge as stabilizer of the 
also, peroxide or peroxide addition compound it is possible 
densely. 
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zo)&tmtLxi* % mtuis Entity 

[0045] 

-t©Bft*ifti*.tttt^ ioo m«ic*jl 

5o~3oo X*»tt*«/<-f>^- 
3-100 S*».#SL<I* 5-80 SlflSftfBH 

sesttft*jAMos»«*5aT*i±.aettflB 
^«<»*L<ft<.-* 500 mmu^m^ 



14, J6tttt3WT+« : Tf»*L<&<, 100 MSfl 
lzft»tf£i:»*L<«i:i*. 



[0046] 

>^;U4z>/UP-X^-KU^A^(7)tKP4rv7;U 

*;u*xii*;u7K*S/7;u*;i/***rr<5£ 
**;Hzjup-x % TK'Jtf-^uepy 

LT!±, tKP^rS/^Pbf;u^;Hr;up— xx 

E^a^i*.jttt* ioo m«»t»Lr , *» 

ttSStf^ttlt 0.5-50 M».»*L<I* 1-30 



astt<b#JJt«»©**iSS«Hi-r«a>ic^ 



shelflife of also, bleach activator granulate furthermore in 
order to improve, acid of solid or powder can be added to 
other than above-mentioned substance. 

As this kind of acid, you can list for example formic acid* 
propanoic acid s citric acids fumaric acids succinic acid or 
other organic acids phosphoric acid x sodium sulfite or other 
inorganic acids and zeolite etc whichshows solid acidic. 

[0045] 

Of seed particle and as for proportion of bleach activator and 
water solubility organic binder, range of bleach activator 
1 0-500 parts by weights preferably 50-300 parts by 
weights and water solubility organic binder 3-100 parts by 
weights preferably 5-80 parts by weight is desirable 
vis-a-vis seed particle 1 00 parts by weight. 

When bleach activator under 10 parts by weight, bleaching 
performance is not desirable low, exceeds500 parts by weight 
on one hand, portion of bleach activator without granulating 
beingdone remains in granulating inside of system, 
satisfactory granulate is not acquired. 

In addition as water solubility organic binder under 3 parts by 
weight, granulation property being insufficient,becomes 
desirable, when it exceeds 100 parts by weight, kneading 
inside the granulator extreme, satisfactory granulation 
property is not acquired, deposit occursin wail inside 
granulator and is not desirable. 

[0046] 

You can list polysaccharides hydroxypropyl celluloses 
hydroxypropyl methylcelluloses sodium 
carboxymethylcellulose or other hydroxyaikyl group which is 
possible to have possessed pullulans dextrin alginic acid 
alkali metal salt or other sulfuric acid group as example where 
water soluble polymer substance which is used for this 
invention is desirable, or polysaccharides methylcelluloses 
polyvinyl pyrrolidones polyvinyl alcohol or polyethylene 
glycol etc which possesses carboxyalkyl group. 

Furthermore as desirable water soluble polymer substance 
among these, hydroxypropyl methylcellulose or youcan list 
polyvinyl alcohol. 

As for proportion of bleach activator granulate and water 
soluble polymer substance, range of the water soluble 
polymer physical 0.5 - 50 parts by weights preferably 1-30 
parts by weight is desirable vis-a-vis granulate 100 parts by 
weight. 

water soluble polymer substance under 0.5 parts by weight, 
being insufficient in order tocover entire surface of bleach 
activator granulate, when it exceeds 50 parts by weight on one 
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tttf»«Ey.ff*LO£El*. 
[0047] 



*-C = # = i6ftX«(*)«], /WXtf-KS 

u-^-C(*)/^b«y^»]*4<*if€>ti*. 
c*i.e,fl)«»lE»itlMIII4» Siffll^Irt 

ffl5(=a»^«*«y(*i+fcStt&«i<M***L 



«l*^afl)*iii-elKl!i*»it, *» 



100-3000// m#$?£U\ 

100-3000// nu J?£L< 14 200-1500 //m 

[0048] 



2 m&ftmtftmm^m&Mft+mn. 
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hand,sotubility to water becomes bad, is not desirable. 
[0047] 

Regarding to this invention, when it produces granulate, 
particle diameter control and balling when producing being 
easy, granulate which furthermore itacquires in solution, dry 
type granulating it does with churning rotation granulating 
method which disintegration or dissolution it is easy to do. 

As example of churning rotation granulator, Henschel mixer 
{Mitsui Miike Chemical Machinery Ltd. make}, high speed 
mixer {Fukae Powtec Corp. make}, you canlist vertical 
granulator {Powrex Corp. make} etc. 

These churning rotation granulator have had perpendicular 
mixing shaft which installs stirrer in mixing tank interna! of 
upright type, but it uses also Rediger mixer (Reddy 
supplied* Germany ) which is a granulator of horizontal type 
which possesses mixing shaft of horizontal in same way,it is 
possible densely. 

While throwing seed particle* water solubility organic 
binder* bleach activator inside granulator of these, to jacket 
of said granulator letting flow warm water or other heated 
medium, it agitates mixes. 

When starting material temperature inside granulator exceeds 
melting point of water solubility organic binder, the 
granulating starts with seed particle as center, but rotation is 
receivedwith surface of stirrer, particle of spherical shape is 
formed. 

Each trace it is good adding water solubility organic binder* 
bleach activator, at time of granulating. 

particle diameter of granulate of this invention considers 
solubility and handling property for water, weight average 
particle diameter 100 - 3000;mu m aredesirable. 

In order for particle of 100 - 3000;mu m* preferably 
200-1500 ;mu m 90 weight % or more agoafter granulating, 
making use of according to need sieve or granulator, it is 
goodadjusting. 

[0048] 

surface coating method of water soluble polymer substance to 
bleach activator granulate in this invention is notsomething 
which especially is limited, you can list method below. 

batch addition after doing aqueous solution which includes 
water soluble polymer substance or water soluble polymer 
substance in 1 bleach activator granulate, method 0 which it 
heats or dries, or 

While fractional addition doing aqueous solution which 
includes water soluble polymer substance or water soluble 
polymer substance in 2 bleach activator granulate, methodo 

„.u;~u u i * — — 
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3 X£S1£<bffl£«Mfclc*$ttX#?1feKa> 



[0049] 

m a stt<b»ut «* i=* *tt a 



□ -f>h£*(*)»^ K'J7=i-5»-C(*)/^b 

'So 

>a-T-r>7SBl.::**ll*l*. ;ISStt1b»J 

So 

ft=f-% 100 -4000 # m tfjff^U^ 



[0050] 

KIT, **W**ltfill=«fcySEI=B«ll=lftW-r 
*f6WI*c*t?)©*lft«il=lfiS**ift 

[0051] 

Hftffl 1 

PC(*»0.5 %, 495 /fm)4.0kg(!Hs3 

20 deg C) *«»aiS^«C/X'f^lf-KS4r* 

-Fs-Gc-10 a : aax*(*i5)«]i=Ati» 

300rpm T?UM*tff l*ftA«6» ^*^»V-^ • 
E7k^(D 60 £S%7K$;fc(5£iS 70 deg 
C)0.35kg *3#MT?»iT,*a>fcl#lllliE£L 
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which it heats or dries, or 

While atomization doing aqueous solution which includes 
melU or water soluble polymer substance of water soluble 
polymer substance in 3 bleach activator granulate, method 0 
which it coolsor dries, or 

[0049] 

In order to obtain satisfactorier coating layer, while 
atomization doing the aqueous solution which even among 
these includes water soluble polymer substance in bleach 
activator granulate method which it dries especially is 
desirable. 

As equipment which is used for ideal in order surface coating 
spy T*flow {Freund Industrial Co., Ltd. make}, multi 
processor {Powrex Corp. make} or other fluidized bed 
coating apparatus * or aqua coater {Freund Industrial Co., 
Ltd. make}, you can list Dria Coater— {Powrex Corp. make} 
or other bread coater to do. 

When one example is listed as exemplary method, time, you 
insert granulate which contains bleach activator in this 
equipment with for example bread coater , while coating 
bread turning, you let flow hot air. 

It can execute aqueous solution which includes water soluble 
polymer substancesimultaneously with that from nozzle of 
spray gun atomization afterdoing, by drying with suitable 
velocity. 

This time, as antiagglomeration agent, it is possible also to 
add talc % precipitated calcium carbonate % titanium dioxide. 

particle diameter of granulate which surface coating is done 
considers solubility forwater with water soluble polymer 
substance, weight average particle diameter 100 -4000;mu m 
are desirable. 

[0050] 

[Working Example(s)] 

Below, this invention furthermore is explained in detail with 
Working Example ,but this invention is not limited in these 
Working Example. 

[0051] 

Working Example 1 

While PC (moisture 0.5 % % average particle diameter 
495 ;mu m ) inserting 4.0 kg (material temperature 20 deg C ) 
in stirred type mixer {high speed mixer FS-GC-10 type; 
Fukae Powtec Corp. make}, agitatingwith 300 rpm, 60 
weight% aqueous solution of sodium metab orate * 
tetrahydrate (liquid temperature 70 deg C ) it dripped 0.35 kg 
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tz(ZO)ffi s Vv'ryHz 20 deg c tf>7k£;TiL 
fc). 

Ctl^3S»*iCSFC-15 S^P-r^hXH 
(^)M]IC^U 75 deg C 0mm. T* 10 #RH$£J!S 
Ltzik. 20 deg C <7>^SLT? 5 flfalftiPLfco 

0.21kg T?fcofc 0 

^^KV-y-eatflESF+lfc^lSfta 500 urn 
<D PC £ 2.7kg s Tlfi5£(III) 

[0052] 
[<b 22] 

CH 3 0 

I© II /TV SOj9 

CiHiT-N-(CHi)(-C-0-fjf 

CH 3 



with 3 min, after that 1 minute mixed (In this case, water of 
20 deg C was let flow to jacket. ). 

Next, it moved this to fluid tank {SFC-15 type; Freund 
industry Ltd. make}, with hot air of 75 deg C 10 min after 
drying, 5 min it cooled with cool air of 20 deg C. 

Next, this was reset to stirred type mixer for second time, 
above-mentionedoperation was repeated. 

60 weight% aqueous solution quantity of sodium metaborate 
* tetrahydrate of this time was 0.2 1 kg. 

PC of average particle diameter 500 ;mu m where particle 
internal and surface whi chare acquired now were covered 
with sodium metaborate 2.7 kg % below- mentioned Formula 
(III) 

[0052] 

[Chemical Formula 22] 



(III) 



[0053] 

■es^ttsaiesttftjB* i.9kg .tkux^u 

>^U3— /KPEG6000) £ 0.4kg N mi 5kg £ , 

«»e»jta«[asfl:x*(*)»;/\-fxtf-K 

5**-FS-(X:-10S]ICtt&*K VV^/hSJt 
£ 70 deg C, ±tt@Jgft£ 300ipnu 
@tE»* 1700rpm tLfo 15 #IB*ttLfco 

*«»7«, 5?*^M::ft*(15 deg C)£;jft 

L.jgtt«ia)^sp*mviitt*G)a«^ 40 

deg C JUTl33ECofcttit«**ttlC3bM+.ttS 
35(M000j£im(MspJ$)ft?-1I 480 /i m)0)!ft 

[0054] 



4.5kg r^>y»«C7P-r>hS* 

«*)SL DRC-500 S]l-tti&*.65 deg C (Dlft 

A>£20rpm T^Ie^Tco 
t»;a*<35degCIZ&ofcK^b. 10M%(D 



[0053] 

So bleach activator which is displayed 1 .9 kg x polyethylene 
glycol (PEG 6000 ) you inserted 0.4 kg. total 5 kg,in 
churning rotation granulator {Fukae Powtec Corp. make; high 
speed mixer FS-GC- 10 type}, jacket temperature 70 deg C % 
main shaft rotation rate designated approximately 1 5 min 
granulating did 300 rpm s chopper rotation rate as 1700 rpm 
and and. 

After granulating ending, it let flow cold water (15 deg C ) to 
jacket, cooled the granulate, after temperature of granulate 
becomes 40 deg C or less, itapplied granulate on sieve, 
designated those of particle diameter 350-1000 ;mu m 
(weight average particle diameter 480;mu m ) as product. 

yield of product for granulate of this . time was 98%. 
[0054] 

Working Example 2 

While inserting bleach activator granulate 4.5 kg which is 
acquired with Working Example 1 in the bread coater 
{Freund Industrial Co., Ltd. make and DRC-500 type}, letting 
flow hot air of 65 deg C with air volume of 3.5 m 3 per minute, 
coating bread it turned with 20 rpm . 

From time point where powder warm had become 35 deg C, 
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degClzTifTtt i6»IBK*Lfco 

20 deg C 0>ftSUfll7-£aEUfrffl£ 
frt\ »SA<30 deg C JSlTIC&ofc^jSTf SB 
ttBi&*Stt£»ICjbM-J\ «g 350-1000 /i 
m(fi*SF$*mS 500 /im)(DMip D ntL 

tz 0 

[0055] 
HffiflJ 3 

5**— FS-GC-10 g]lzM¥*M&S 500// 
m (7) PB 1.8kg £A*U V-V^hSJf £ 70 deg 
C % i.mmi$L% 300ipnu*3*/<— BlEflk£ 
1700rpm £U PB <D5Jt# 60 deg C Icfcofc 

ttic. Ties (iv) 

[0056] 
[ft 23] 



hydroxypropyl methylcellulose aqueous solution of 10 
weight% atomization was done with velocity of 20 g/minute. 

70 min atomization after doing, it stopped atomization, 
lowered hot air temperatureto 50 deg C and approximately 10 
min dried. 

After that it let flow air for cooling 20 deg C and cooled, 
itapplied surface coating granulate on sieve with time point 
where powder warmbecomes 30 deg C or less, designated 
those of particle diameter 350-1000 ;mu m (weight average 
particle diameter 500;mu m ) as product. 

[0055] 

Working Example 3 

When PB1.8 kg of weight average grain size 500;mu m is 
inserted in thechurning rotation granulator {Fukae Powtec 
Corp. make:high speed mixer FS-GC-10 type}, jacket 
temperature 70 deg C* main shaft rotation rate 300 rpiru 
chopper rotation rate are designated as 1 700 rpm , 
temperature of PB becomes 60 deg C, 
below-mentionedformula (IV ) 

[0056] 

[Chemical Formula 23] 



CiH, 



,-C-OhQ- 



SOsNa 



(IV) 



[0057] 

t?S£*i-5 n-y^-y-Y^u^+v^-tz^x^^ 
^^h'J^A.2.8k g fcTKUx^b^yija-jU 

(PEG6000) 0.4kg fflS*1fc£ 0.60kg/Hr (O&S. 

tt«4<<»7Lfc«.5?-V^Hc**(15 deg C) 

40 deg C JJlTlC&ofc»ifilM*l*aiC^|-t % ft 
g 350 -lOOOjUm^m^^S^g 480jt/m)CD 

[0058] 



mmm 3 vmt>titzm&s&itm&&fa 5oo g 

f*5q a n :&:XD=|-$- % STREA-l EJKttiMK 
65 deg C (Dm®.* 1 .0m 3 /#©a*7?SELfc o 



[0057] 

So n- nonanoyl oxy sodium benzenesulfonate 2.8 kg and 
polyethylene glycol which are displayed (PEG 6000 ) mixture 
of 0.4 kg measured supply was done with velocity of 0.60 
kg/hr. 

After supply ends, it let flow cold water (15 deg C ) to jacket, 
cooled the granulate, after temperature of granulate becomes 
40 deg C or less, itapplied granulate on sieve, designated 
those of particle diameter 350 -1000 ;mu m (weight average 
particle diameter 480;mu m ) as product. 

yield of product for granulate of this time was 90%. 



[0058] 

Working Example 4 

bleach activator granulate 500g which is acquired with 
Working Example 3 was inserted in fluidized bed coating 
apparatus {Powrex Corp. make and tradename: XP coater> 
STR EA-1 type}, hot air of 65 deg C was let flow with air 

r i a — 3 — ; — «.„ 
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f9S*<35degCIZte-3fcftjS^& io%©*ue 
^U7;ua-;u*»** 6 g/#<DilJtTML 

fee 

25#l»«IBLfcflL ««*Jh«>. IMUMES50 
deg C iCTIf T. ft 10 »MK*Lfc 0 



20 deg C <D)frSU?Jx7— £3!ELftSl£ 
|&SA<40 degCBlTlc<tofcl*fi-C*iB 
afflittft«l*ttl^l+, 3f4g 350 -1000// m(fi 
■¥$*KMi 490/im)©**»fifcLfc o 



[0059] 

^aaA<aataai**LTi^d:i^ pc smvifc 

[0060] 
J±$£#j 2 

-;U(PEG6000)0.9kg tflO^tt 5kg 

tti**K v-V^/hSJf £ 70 deg C. ±$A@$e3& 
* lOOOrpm £U 15 #M»ttLfc 0 C(D»£1fcl 
S*JPlH«»[TZ/Wjfi|,(»)B;/<b*;J 
— y^jU EXD-60 £L X^7'J— >S 1.0mm)"Cfl 
fflj£ttLfc 0 Z©itfMfc 3.0kg ^/L^-ftf 

-C^-/<^$r;u(«)»;Q-400 

600rpm £L 5 .flfllBttLfco JfclC, CKDJttftft 
SSl-J&Mtftg 350 ~\OOOUm(Dt><D$:m&t 

LtZo ]] 



[0061] 

mm i Tf»e>*ifcJta*t.sifl«w 1 xxt'2 



volume of 1.0 m per minute. 

From time point where powder warm had become 35 deg C 
10% polyvinyl alcohol aqueous solution the atomization was 
done with velocity of 6 g/minute. 

25 min atomization after doing, it stopped atomization, 
lowered hot air temperatureto 50 deg C, approximately 10 
min dried. 

After that it let flow air for cooling 20 deg C and cooled, 
itapplied surface coating granulate on sieve with time point 
where powder warmbecomes 40 deg C or less, designated 
those of particle diameter 350 —1 000 ;mu m (weight average 
particle diameter 490;mu m ) as product. 

[0059] 

Comparative Example 1 

As seed particle bleach activator granulate was acquired with 
operation of beingsimilar to Working Example I making use 
of PC particle internal and/or particle surface not 
havingpermeated and being covered with borate. 

[0060] 

Comparative Example 2 

total 5 kg of n- nonanoyl oxy sodium benzenesulfonate 4. 1 kg 
and polyethylene glycol (PEG 6000 ) 0.9 kg which areused 
with Working Example 3 granulator {Matsuzaka trade Ltd. 
make; Rediger mixer M-20 type) you inserted, jacket 
temperature designated 1 5 min heated 70 deg C % main shaft 
rotation rate as 1000 rpm . This mixture side extrusion 
granulator {Fuji Paudal Co. Ltd. (DB 69-351-8797 ) make; 
pelleter double EXD-60 type, extrusion granulating it did with 
screen diameter 1.0 mm). It designated this granulate 3.0 kg 
as rotation rate 600 rpm with Marumerizer {Fuji Paudal Co. 
Ltd. (DB 69-351-8797 ) make; Q-400 type} and 5 min 
granulating did. Next, this granulate was applied on sieve and 
those of particle diameter 350 -1000 ;mu m were designated 
as product. } } 

[0061] 

Test Example 1 

storage stability (activator residue ratio ) and dissolution rate 
was measured concerning granulate which isacquired with 
Comparative Example 1 and granulate which is acquired with 
the Working Example 1 and 2, due to below-mentioned 
method . 

Result is shown in Table 1. 

Effect of thing which uses PC where particle internal and/or 
particle surface was coveredwith borate from Table 1 , as seed 
particle is clear. 



i 

Page 22 Paterra Instant MT Machine Translation 



JP1994065598A 



1994-3-8 



[0062] 



ai;aasttftiwjstt*t pes 1/1 <ommtt 

$-C;g£LfcIrl£n D q : & 10g 50ml (DZfzrTsT 
'^SSt 40 deg C V 80%ffi*t?B£fl>T-C— 



[0063] 



[0062] 

lone material, of {storage stability } bleach activator 
granulate and blended product each 10 g which mix the 
bleach activator granulate and PC with weight ratio of 1/1 , 
with plastic container of 50 ml with 40 deg C it retains two 
weeks under 80% relative humidity. 

activator residual amount of sample before retaining and after 
retaining was soughtwith below-mentioned titration method , 
activator residue ratio was calculated with the formula below . 



iw* (%) =- 



[0063] 

[Mathematical Formula 1] 



-X100 



[0064] [0064] 



20 deg C 0>7K 150ml £ 200ml M—±—\ZK 

*t, mmmft o.o5%ic£<5 &?\z®&tm-)-w 

ai3Stt4bflStt«B& pc ©»*fc*5Stefc 

ft\0)WAtLT 0.04%t^^J:-5IC^iPL, 2cm 
lOOrpm V 10 [UHJlftLfcfc, 0.3 %<Mi^v— 

■emm smi 1 aniwww*. 

crojtiSi- lovoaOik^'J^Aiiig i0mi<«:20% 

lOml^JPL.O.lN^fiSII^-HJO 

[0065] 

[5Sfl?B$|H|]20 deg C (D7K 1000ml $ 1000ml t* 

XgStt1b]Hifttt1fe£ 5g SALfcgL 2cm 0 
300rpm LjEEj6«&, *»j££**-h 

- £ © m* K 1= ill" 6 0 leg Lfc £ 58 ft? 

[0066] 

BUM 2 

itmm 2 •es&4ifcjfttt*t, 3 jslu 4 
i=«fcyftssesit(Stt<b«ai¥*)ai;»* 



-titration method- 

After you insert water 150 ml of 20 deg C in 200 ml beaker, 
inorder for effective oxygen to become 0.05%, after melting 
sodium percarbonate, in orderto become 0.04% with mixture 
of bleach activator granulate or bleach activator granulate and 
PC as pure component of activator, add, making use of stirrer 
equipped mechanical stirrer of 2 cm with 100 rpm 10 min 
agitating, 0.3% catalase solution 5 ml adding, 1 minute it 
agitates. 

10% potassium iodide solution 10 ml and 20% sulfuric acid 
solution 10 ml are added in this solution, titration is donewith 
0.1 Nsodium thiosulfate solution. 



{dissolution time } Water 1000 ml of 20 deg C is inserted in 
1000 ml beaker, the electrical conductivity meter is set to that. 

While agitating mixing with 300 rpm 5 g after throwing the 
bleach activator granulate, making use of stirrer equipped 
mechanical stirrer of 2 cm, it records electrical conductivity 
on chart, it stops measurement with time point where the 
electrical conductivity has become fixed. 



storage stability (activator residue ratio ) and dissolution rate 
was measured granulate which is acquiredwith Comparative 
Example 2 and granulate which is acquired with Working 
Example 3 and 4 togetherdue to method which is similar to 

T„„* T7 1~ 1 



[0065] 



Time when it requires in order to reach to fixed electrical 
conductivity isdesignated as dissolution time. 

[0066] 

Test Example 2 
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[0067] 
[« 1] 



Test Example 1 . 

Result is shown in Table L 

From result which is shown in Table 1, with Comparative 
Example 2 granulate solubility being inferior is clear from 
this invention. 

[0067] 

[Table 1] 









tmm 






i 


2 


3 


4 


1 


2 






100 


100 


100 


100 


70 


100 


(%) 




95 


100 


90 


100 


58 


83 


mmmm m 


65 


66 


64 


66 


64 


98 



[0068] 

pc xi* pb £*ice£Lfc»£-etft?F3e£t£ 
ic«tLfcaifiStt<b*jjStt**»*ztA<Rr 



[0068] 

[Effects of the Invention] 

With this invention , under laundry condition of weak 
churning, or it soaks with the low temperature and leaves and 
when churning like under bleaching condition almostdoes not 
catch putting, dissolution rate becomes quick, with PC or the 
PB obtaining bleach activator granulate which even in when it 
combines is superiorin storage stability with possible. 
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